Key indicators: single-crystal X-ray study; T = 293 K; mean (C-C) = 0.003 Å; R factor = 0.032; wR factor = 0.090; data-to-parameter ratio = 13.6. 
Related literature
For related literature, see: Bü rgi & Dunitz (1994); Fadda et al. (2000) ; Dorwald (2000) ; Lindeman et al. (2003) ; Perez et al. (2004) ; Zefirov et al. (1990) .
Experimental
Crystal data Table 1 Selected bond lengths (Å ). Hydrogen-bond geometry (Å , ). Data collection: CrysAlis CCD (Oxford Diffraction, 2007 ); cell refinement: CrysAlis RED (Oxford Diffraction, 2007) ; data reduction: CrysAlis RED; program(s) used to solve structure: SHELXTLPlus (Sheldrick, 1998 ); program(s) used to refine structure: SHELXTL-Plus; molecular graphics: XP (Siemens, 1998) ; software used to prepare material for publication: SHELXTL-Plus.
Supplementary data and figures for this paper are available from the IUCr electronic archives (Reference: AV2006). 2, 3, 4, 6, 7, 8, 9, 
Comment
The S,N-acetaleketenes are very efficient reagents for synthesis of the sulfur-containing heterocycles. However, synthesis and isolation of these compounds from the reaction mixture are difficult enough (Fadda, Refat Hala & Zaki, 2000; Florencio, 2000) . Therefore information about crystal structure of these compounds is very limited. In this paper we report the molecular and crystal structure of the salt of the α-nitryl-α-phenylsulfonylketene S, N-(2,6-dimethylphenyl) (Bürgi & Dunitz, 1994) , respectively. Similar deformation of these bonds was observed earlier in the protonated octahydropyrimidoazepines (Perez et al., 2004; Lindeman et al., 2003) . The azepine ring of the cation adopts a chair conformation. The C18, C19, C21 and C22 atoms lie in the plane within 0.01 Å. Deviations of the C20, N3, C23 atoms from this plane are 0.65 Å, −1.08 Å and −1.03 Å, respectively. The tetrahydropyrimidine ring adopts conformation which is an intermediate between sofa and half-chair (the puckering parameters (Zefirov et al., 1990) indicates that the negative charge is localized on the S2 atom. The C2, C1, N1, S1, S2 and C11 atoms of organic anion lie in the plane within 0.02 Å. The aromatic ring of the phenylsulfoxide substituent is orthogonal to the C1-C2 bond and is turned relatively the C1-S1 bond (the C12-S1-C1-C2 and C1-S1-C12-C17 torsion angles are 105.4 (1) ° and 112.7 (1)°, respectively). Formation of the N1-H1N···O2 intramolecular hydrogen bond (H···O 1.99 Å, N-H···O 144 °) causes almost coplanar arrangement of the S1-O2 and C1-C2 bonds (the O2-S1-C1-C2 torsion angle is −9.3 (2) °) and it leads to some elongation of these bonds as compared to mean values 1.436 Å for the S=O and 1.331 Å for the C=C bonds, and shortening of the C1-S1 bond (mean value is 1.779 Å). In the crystal phase the cations and anions are bonded by the N4-H4n···S2 i intermolecular hydrogen bond (i) x, 1 + y, z; H···S 2.41 Å, N-H···S 160°).
Experimental
The reaction was carried out in the methanolic solution of 1,8-diaza-bicyclo[5,4,0]undec-7-ene (1,66 mmol) with heating (about 50 °C), in which arylsulfonylacetonitrile (1,66 mmol) and arylisothiocyanate (1,66 mmol) were dissolved. The solution was mixed during 1.5 h. At the end of synthesis the reacting mixture was cooled and salt was crystallized from a solution.
Refinement
All hydrogen atoms were located from electron density difference maps and included in the refinement in the riding model approximation with U iso constrained to be 1.5 times U eq of the carrier atom for the methyl groups and 1.2 times U eq of the carrier atom for the other atoms·The hydrogen atoms which take part in formation of hydrogen bonds were refined in isotropic approximation.
supplementary materials sup-2 Figures   Fig. 1 . View of the title compound with atomic numbering scheme. All atoms are shown with displacement ellipsoids drawn at the 50% probability level.
2, 3,4,6,7,8,9,10- 
Crystal data 
Data collection
Oxford Diffraction Xcalibur3 diffractometer R int = 0.014
Radiation source: Enhance (Mo) X-ray Source θ max = 25.0º
Monochromator: graphite θ min = 3.0º 
